In a typical experiment 0.487 g (3 mmol) FeCl 3 was dissolved in concentrated hydrochloric acid supported by applying gentle heat. Diisobutylaminiumchloride (0.829 g; 5 mmol) was added to the warm solution and stirred receiving a yellow liquid. At the bottom of the vessel block-shaped, yellow crystals grow within a few days by isothermal evaporation.
+
), two chloride and three tetrachloridoferrate(III) anions. The bond lengths within the dibuH + cations and the complex [FeCl 4 ] -anions are in the expected ranges. The conformation parameters of the five crystallographically independent dibuH + cations are partly extremely different to fulfill the needs of packing and hydrogen bonding. Strong to medium strong N-H···Cl hydrogen bonds (N···Cl distances range from 3.077(2) Å to 3.238(2) Å) connect the five dibuH + cations with the two chloride anions and one of the [FeCl 4 ] -anions to a moiety with the formal stoichiometry {(dibuH) 5 Cl 2 [FeCl 4 ]} 2+ as shown in the figure. Further N···Cl distances in the range of 3.277(2) Å to 3.426(2) Å may be interpreted as weak hydrogen bonds which connect all ions. The title structure is in excellent accord with related structures of double salts in the system aminium + /FeCl 4 -/Cl -. In these structures the chloride anions form the shortest hydrogen bonds whereas the [FeCl 4 ] -anions form exclusively weak hydrogen bonds [8] [9] [10] [11] .
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